(19)0#H#fFjf (JP) 



< i2 > & m *e «= ^ ^ ca) 



#W¥9- 124839 

(43) ¥^9^(1997) 5^13 0 



(51)Int.CL G 
C 0 8 K 5/15 
C 0 8 G 59/06 
C08K 5/06 
CO 8 L 55/02 
63/00 



KAW 
NGZ 
KAP 
LMC 
N J N 



F I 
C 0 8K 
C 0 8G 
CO 8K 
C08L 



5/15 
59/06 

5/06 
55/02 
63/00 



KAW 
NGZ 
KAP 
LMC 
N J N 



*3E«;R OL 7 JO «*HttR< 





#SH¥8-212302 


C71)(H«A 


000221557 






















(22)ffiBiB 


¥J&8^(1996) 8£12B 




StWBfl^JI[eaft*3TS 51 








(72)5£W# 


IS 4K» 








(31)«jfe|fcfegg#^ 


#SW-217664 




JfcSClKEF/ilKJttflfe 3 


-17- 


-14 


*ffrffc 


(32)&5feB 


¥7 (1995) 8 £250 












(33)«5fc*fc£!IB 


B# (J P) 


<7Z)«"H# 


















-17- 


-14 






















(72) 


mm mm 
















-17- 


-14 






















(74)ftSA 


#a± at * w 


1*) 














i 


tt*Hfctt< 



(54) [^^cd«^] am mmm<Dmmmvmmm*ismT*mmmmmmkmmmai 



(57) [g$Kr] 

Tia-« ( i ) -cws^sjasif^^fWWWT 

^t, *S^X, YJS (2) fc^S#l4A4fc«B3&» 

Br. CHa ^Br " 



X = Y = A**1 5 — 30%. X = AM'Y = B 
#4 0 — 6 096, X = Y=Bj& t 2 0~3 59Sa»S>3rfttt 
JESUIT* "3 . fioM-^-JK n |« 0<n<30T* 
4. 

[ITU] 



Br. CHa ^Br f Br CHa .Br 

X-OH*^^-C-^J^ O-Y < 1 ) 

Br CHa Br OH Br CHa Br 



A : 



[ft 2] 



CH2-CH-CH2- 

\/ 
o 



-CHa-CH-CHu 
I 

OH 



Br 



(2) 



(2) 
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[ it^iMi] TiE-fes: ( i ) T^kzti&mm&im 
mmxh-ox. *®*x, y« ( 2 > t^sasAt^ 

teB^l^y. X=Y=A#1 5~3 0%. X = A&U r 



Br 



x-o 



CH3 .Br 



Br Chb 

A : CHs-CH-Chh- 

\/ 
O 



Br 



-O-CHa-CH-CH 
I 

OH 



Y=B^'4 0-6 0%, X = Y=B^'2 0-3 5%i^ 
& h h 9 . R^S^JS n 0 < n < 3 0 

Br. CH:i . Br * 



Bi 



-CH2-CH-CH2 
I 

OH 



Br 



Br 



[M*JH2 ] If**!! 1 t*a§I*MlIM^ 

oA7i;-;K xb°7u/l-b h' U T/P# U^JR* 
SttoffffiT^^J5E$^^*^^Ht fl>lf*il 1 IB 

[ 11*114 ] T f7 7X3 J* b'T, 7x7 — /l-A „ h U 7* 
□A7i 7— /P7"y yj/'A'X-f/K xb°7 n;lxb H >J 

7£t/i-# v&mTmitmcoft&TteKmzit&mzm 

[ff*lR5] X^y3S*S3 5 0K7 0 0g/e 
q . «Mb£5 0— 1 0 5°C. *«#**^'4 6K5 2 
%<7)r- b 5 t'X 7x7 -A- All 7f°^r j/JSBI t T" 
h 7 7X3 J* b'7 7x7 — A-A&t* MJ 7*n A 7 x 7 — 
0^ftff?£Tt~RJ^4¥£#afc^4fi*if 1 EH 

[lt*lM6] X^ySi600Hl300g/e 



q. tfc-fbS9 5—14 (TC 



*M^'5 0K5 3 



%<7)7 h 7 T'OjU b'T, 7x7 — ;P A1X« MMflrti: b 

•j 7x3 j^y x 7-/p^«tji^ wrtcse?rs**#si 
-r* ii*n 1 ra»<^)itaBn«iBK6rffi. 

Clf*II7] X^=/Sl^'3 5 0*^7 0 0g/e 
q , WUbOLS 0~- 1 0 5°C. 6K5 2 

%C0T- b 7 b'7 7x7 -/1/AiX^ v-tSfla t T" 

h 5 7X3 A b'T, 7 x J—JVKWJ- V V 7X3 Ay x 7 — 

afc-rsit^js 1 iB«5«st«ffl«Sjt*^» 
[it*H8 ] Rjsi^cffiffl-rsttfiE** 'J y^M^-c-* 
4 i t *»tti: -r 4ft *ii 5 . 6%xf 7 tm^mmm^ 

[000 1 ] 

**fMtffl»;IW-4 . 



Br CH3 Br _ 



Br CH3 



( I ) 



( 2 ) 



[0002] 

[^*£0Kffr] A^yy^h^ijxfi/y (HIP 

s) , ABsq&x+]symmiimtimtf&<. x 

StffiStt. ^Juitt^fSixT l^.SCPET, PB 
T^tfOxy^-v 'J >/77Xf y ^.XttWSRtt, ^fffi 

^tt^^coWffemtoSfLTv^^fe, ifi^, oa 

!EW!iHr^)4Hff"Cli, MrtT"ffiffl$n4^\ at* 
n*?m> A 4 $ it 4 fctf>i$|gHBi h &K3f 
4ffi|6Hc$><9, Bf3^tf«fc&kSgffi§*i£«fc:&oT 

[00 03] 0 , *f-I^3Rfflfli(£ftS3;h.*J!& 

^BffiHJi tc&tttt* f+^-r 4 , (r»\x3yv^c 

fb57*nxt'X7x7-M ( T B A ) ^UT'nt 
y'7i x;|/x-f/l/ ( P B D P E ) & ffJHSWffiiJ-?* 

WiWJIi rJ7be^±7'J^h^'*4t<7)ft. 7' 'J 
- b^B^Vlx ■ if5f3tett ■ JRgcStt^TfciftRI 

jj- ij 7 7°coi> tfD3&*ttfflS*t4 «fc 3 (c^r-oT t T 
v . ^fih^MtL X (±H*S*^'x^^ ^ST"S> 4 
*S-ftb'X 7x7 AXrK^r x^" U ( TtflRiHif: 

LT(S*M^bit (tt) IYDB-406. 408f) , 
W*Sg*4« h 'J 7'Dt 7 x 7-7H;x*°df ^X^ifM L 

^^ttmsR-ftbx 7 x 7-;pax^ ^ y ( m 

,ip a n tLt(i«SM(«)lTB-6 0, 6 2*). 
[0004] #gH¥ 1 -287 1 3 2^fg^M*Sx 

^^**fto^ay7-ir*f^ft^ A B sWIifciE^- 

l, if»»et«iiw*fta^i£««e^*-r4x 



(3) 
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5-11746 3*§r&mMimBmmm*rmywttt& 
mmizm-s t , m,m&co^m^ $> mm 

[0005] $ ^izftmme 2-473 

6 3-7374 9^$8«4M*ffix;K^:>XcD6 0% 

uit^TBP (hy7"Dt7x/-^) Tmm$ti?z;\ 

n y > ftxtff^ v-^ttft 1 4 0 J***!** ^ 

£ LTffiffl-TSi i: fVO>6 a*. ZcoUmzte 

W&e&W&Z b^d XjtUfiti -> tz . 1-17 0 6 

3 0-*&«te#*«fttfPi5t3SS 5 0%TB Pt^SS 

[0006] -t^hib, mm<(k^*>-*v =r?-taj» 



Br 

X-O-/ 
Br 



Br 



Bj 



-CHa-CH-CHa 
I 

OH 



*? y Y^^MMzMX LX L t 3 t ^ 3 -a . 

[0007] 

[0008] 

mm^mm-^fzubcD^m ^?mnm^n. tib- 

X. Y(4 ( 2) fciSS*l*A*;fcl4B#''->l8'5, X = Y 
=A#15~3 0%, X = A$.tA r =B#4 0 — 6 0 
%, X=Y=B#2 0~3 5%^££fflj&W?-,?>9, 
fi^S^JK n |» 0 < n < 3 0 X'h & . 
[0009] 

Br CH:i ^Bi" 



[oo io] fit, A&x/Biidwbis 

[0011] 

A : CHz-CH-CHa- 

\/ 
O 

Bf 

B : -CHs-CH-CHz-OH^VBr 
OH B ( 

[0012] 

■5. *SMHt***3« ( 1 ) C^£ix£fr«iMiH# 

S-«M(if b 7 7"o A h"X 7 1 7-/1A (£1 
T. TBAhr^iB-r§) txt^n;UbHU> aXfy 

ECHtB&K-r-S ) {;f'j7"Ot7i7-;P (JSlT, T 

BPt B&fB-r & ) &t£X ^fVA V ^f-^y h y ( I^t, 

m i b Ktn&fs-t-i. ) cofi^Bisr^ 'J ikWj\<M\YM 

^#ftTtcRj5ES^-C*®*A, B*»6£S5$ ( 1 ) * 
If&^t % h , i <r>t%ST BAtECH CD^/UfCfi 
^nj3ybn-;l/t|,Wt^ ECHiTBPcD 

^ /kttT-*S* A , B eojt^ Zzsyyu-ivth WT 



Bi 

[^4] 



-c 
I 

CH3 



Br 



-O-Y 



( 1 ) 



( 2 ) 



ft* ^(4. *S*AtfO^ ( 1 ) ^Mitf^TBP^ 

[0013] IS^cOT? S<4 b U 7"oA 7i7 -;l^£0^ U 
i^^X— f/l' (J31T. TBPGEtB&fEt-S) Srffiffl 
^■g>73^T"$>*. -f-^i5*>, MI BKZmi&b UTB 
AtFJfSM(OTBPGESV"ECH^tt3i^, T;^ U 
^«7kK^ft^fffiT^KlB§^T^ ( 1 ) Ci?W 

—COjr&bmMI/ZTBAb (ECH + TBPGE) CO*: 

fVjfcxm&g. n Sr n y h a -;l^-T * *^'T* § , ECHt 
TBPGE<7)^/H:bT-*iSSA. Bcoit*^ 3 y h a— 
&WX%&<, $>*V»{4. TBAtTBPGE^ 



(4) 
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[0014] m=wjimix.tf*i'%mff3 50*^7 

0 0 g/e q, (R-fbSS 0j&»6 1 0 5°C, «»tti5 
0 5 3 %<7)x h 7 7'OA b"X 7i7 -;t/Alx^ 
S'Wffii:* TBA, TBP*«HtW#ftTtR*6$*T 
5* < 1 ) tSSS*1.4JffiS0Rl*»4*ffi'C*S. 

MlttX**^**^ 50H700 g/e q, £ 0 
if 4 t < 14 3 8 0 3&»6 4 2 0 Ttfrfb£j{P 6 4*^7 4 
°C\ JH«*irJb6*4 6K5 0 %<^#M4 U\ £*i 
J; 19 fil^ySifflf h 7 T'OAt'X 7 x 7 — tVA 

x*°dr >-ffitfll(±T B At EC H OfflJSRJGfc: «t 0 ft £>*l 
4 L t fi^FMxjIWf ^ifBi fcTB A off- JnRJtGt: 

U X#^yli:TBAc07iy -^'ft/kB^cD^ /kit 

COTKKS-TBP^TK^a (B) = A, TBPCOfta^- 
[0 0 15] N'jyni7x7- JUt^^-i^mtCDK 

MS£ffiffl^40#'#?4U^ LTtefifesfe&frJO 
WTtVX V . 1?tt# U l§<7) T/U* 'J & JttffiB. h U 7' 

f/p-rsy, h y xf ;i/7 s yf « 3 ar s >My r 

F57W>' : E-j7A7'n?^f F«4lTSy 
MM t ffifflT* § 4 , TA^ 'J MffiZtftett&ftX x& 
M<. *° 'J !7fW* U b cOitjgPFJi: LT 

fc. ^BJSrHSrr^. fctt. »4 L< Ji b U 7 * 

-^7;fX7^<7)M7tX7-fyl. Xf/kMJ7 
x— )V7 * 2*7 4r — j7AT-fW h\ xf^MJ7 
tX7t-a7A7n7'f F, xfyl/hiJ7iX;l/7t 
X7t-i7A7-fef-b> n-7'f/l/h'j7i-/l/7 

00*^5000PPMj;i}< »4L<{44 00)5^3 
0 0 OPPMSOSItffiffltl.WA 5 !* U\ 
[0016] H4<?)7jffi(i:X^>'Sfi6 00K 1 3 
OOg/eq, mt&9 5KXs*$> 1 4 0°C, E**** 
50K53%cOf b77'nAt'X7i7 -Mix* 



i 0* ( 1 ) fciS3*i4tfSWBH!fc»ft 

73 ft-C A 4 . - <7)tffitffil S^l-|)T" F 77'dA b'X 7 
x /-/t/AlX^ v-ttSiiiT BAtECH WttiffigcJS 
tci 0#^ili.XrK^^SM^6 0 Ofrh 1 30 0g/ 
eq. ±viKL<(±6 0 0K7 7 0g/eqt. «c 
it&ifi 9 5 frt> 1 1 5 °C , US^M # 5 0*^52% 
<50t<50* s if4 <r<7)gfficox*'^v'li^firox* 

[0017)15 <07j ffiiix*=3f is^Mtf 3 50H7 
0 0 g/e q. fgtfb£5 0-1 0 5°C, JBR#*Jfc&»4 
6 *^ 5 2 %<7)^f h =J 7nAt*7 7 x /-;t/AlX^ 
>-©lHfc b 'J 7'oA7 x h ij 7'D A7 x / 

'J ^^x-^;p^«4^^#ST^SJCES^€» 
0^(1) fc*S*L4«31WilBW^»S^T* 
i <0*SI4Sf3 C0^-C-<5OT-r-l»TBPt#i.TT 
B P G E £ ffiffl-T 4 1 CDX'fo S* 1 . i O^-Cli^-TT 
BAtTB P GESr^JiESltT. ^tCX*^ ^Stlii^S 
JCS § ■£ S 73 &"C'^ ^ i: TBPGE«#LTL 

[00 1 8] it ( 1 ) 'J rfV-T* 0 » #^*#f& 

tCi4n = 0~5gJK«fi-^S. PET - PBT^rirfctt 
n = 3 - 3 0 gfficOfi^-S^'fS^ $ *l 5 . 

[ooi9]^(D co3zmmAimmik^x*i'*v 

*^HJoit»Jtt3^T . XJ&X/Yifi X = Y - A 

Wt^'l 5-3 0%, X = A, Y=B«t«*i4 0 — 

X = Y=B<7)tC0j^2 0 — 3 5%. X = A, Y=B^^ 

«^'4 o-6 o%iif^L^t±m(r>nmmcmzm 

[0020] *m&immzmttztmm&mffit 
lt(4*u ^\y>mm. * u x^- i/yfi/7^i/- 

h^ l J7*fi/yfi/7j'i/-fWJxxf/i'M 
SI, dcjrnei^i^ftfDdfUsi-^^^yaaHlB, tMo 

7-b?-;l' (POM) ®Sb, ^f'JTUk— h (PAR) 

mm. »J7xxpy (ppo) tfni^co^yx- 

[00 2 1 ] *^BJ<7)H^M^Sft^tt«litffi-^LT 
ffiffl-T S «^rOfi(± 1^30 SfiSP^S 4 L < , 5 — 

2 5fi»gp^3gte4 lw ttz. ^wmmmMtm. 



(5) 
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[0022] 

v \-rti t> nasm-eb h . $ & fc*^TtijaT*>i«K 

fW a n- 

b ®J 

c n- 

(6) *ffi*fflf£, : ?«#c^n-?b^"77-^- (LC) 
iMW WCfb5tFD75y (THF) /* 

(H 2 0) /T-feh— hU;P (ACN) . #5Af£i|CY 
- (ffi) TSKge 1 ODS- 1 2 0 T s UViffi^t 

2 8 0 nm«, ■ nmit&nw&r&tt ■. 

[0023] HtfefiFf 1 

iftfcfK Wfttt aTSIM^yfVf-ft^ 3 'J •/ 
WN^-te^y/I^^XrHc, TBA 544 g. EC 
HI 38. 8g, ^f/HV/Why (MI BK) 
2 1 0 gSrttii^-. S»*-^U3r#£IHWSll*U 9 
5 °CT- N a O H 4 8 %#$g?R 3 7. 5g^30 ^PaTOiS 
T\ *<7)ft4llt[gRj£ft, TBP160gtMIBK5 
5 gT*#8?L£ft4 8%«N a OH7K?§?« 1 5 0 g £ 3 
OflflTCSTK -tCOlftS 6(C 1 2B#raMKf*M I B K 5 
30g, 7]<320g £Jn;lIl£^fc#)f^4;fc«>IMi 

S1LTj&>6 1 5 0°C 5Tor r<75j*EETti§SI£llMSi 

[0 0 24] HS6M2 

1 U >7 h/k(?)-fe^77';V77XntX* 1 l h YD B — 

4 0 0 (J&flHbft («) 1^^314 0 Og/eq. ttfl; 
fi,6 7'C. *IM14 9%) 8 0 0g. TBA1 3 6 



(Dx^ygi: JIS K-7 2 34 
( 2 ) ttfl^S : JIS K-7236 

(3)jB3fc{£AE ifyy-r^fy/xf-T:-^ 
fflVK 6 2 ± 2°CX 4 881^1111 (ffl&L) HUf^O 

( 4 ) «&ftf£i£8ft : U L - 9 4 f»i££?P*L 
( 5 ) ^JKft-^e : 6 W^JgSJSfco— ;k£7)gl 1 
£2 0 0°C. ^2n-;PSr6 CC^-e^-pmSSL. M 

i u-mz 3 *rag< j±*f* 3 ftmmm itz 
a, smiHiB^i&aitfu n-;i^>#«««swK 

g, TBP224g, M/7x-;I/*X7^y (OT, 

TPPhi&ia-rs) o. 25g^Y±iA. fiaff— *;L3r 

1 6 0'CT-5B#p B 1RJS§^-cae^li»JB^# 
[00 2 5 ] |gjtflaj3 

Htl0l 2 b IICTB POIS- 2 7 3 gtdEjg-rSJJW 

r. 

[00 26 ] ###0 1 

SHrftM2 t BKCTB P<7)*2r 1 3 7 gCSEifcJaWi 
[00 27 ] ##15112 

HJSM2 1 mfcTBP«a* 347 gfcsj*.fcjawi 

MtUYDB-406, ^ttH*^^ 'J 
—CDfflb LtTB-6 2 (Vv$YU>SE»rt3£ <*) *) 

[0028] 
[*1] 





l 






mmm 1 


&3%m 2 








A 


B 


c 


D 


E 


YDB-406 


TB-62 




20.4 


26. 8 


IT. 3 


42. 2 


7. 5 


100 


1.3 




4». 8 


46. 9 


48.5 


44. 7 


41,0 


0 


5.2 




30.8 


26.3 


34.2 


13. 1 


51. 5 


0 


93. 5 




55. 2 


54.6 


55.4 


53. 2 


56. 3 


50, 5 


53.2 




110 


103 


112 


105 


114 


102 


117 



[0029] HJ6M4 

HSfcWlfcHtiSW:, TBA544 g, ECH97. 

lg, DK^l3 9 5g/eq, *iMi6 0. 
8 %C0 h >J 7"nA 7 x ./—/WD;/ U ^ >>7kX-x/P ( T 
BPGE) 177. 8g, M I BK2 0 5 gSrftii^. 
SIR; N-i/ L3tt>' «ff L , 9 5 °CT"N a O H 4 8 



8 7. 5 g £ 9 0 $HSrC8TFs ^?>ft$ 6 K 2 
B#HSJEftM IBK350g. 7]<230g 2rjDX.TStt 

5@©L)tfl ffi&&FVkLXfrbl 5 0"C, 5To 



(6) 
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[0030] mum 5 

1 U-y h/l/«*A'7 771/7 5^3 tx^ b - b YD B - 
4 08 (SIM(f)i^y3i7 2 0g/eq, 
3frfb£ 1 1 0°C. J***SJ| 5 1%) 1440g, TB 
P331g, Mlh Ltxf ^ h U 7 1 -;t/T-f 
K£ 0 . 3 3 gffc&». SSt^-^LS:^ 1 3 0"Ct 

imm. ?^ti6o °ct- 5 isisjkje stti em^st 

[00 3 1 ] 

jlsfi^ 3 U -y ^UO-te^TVK?^^ 

&CTBA8 16g, X^y§i3 9 5 g/e q. *5ft 
M16 0. 8%« b (J 7DA7 x 7-;^/'J y y;l/ 
X-f/KTBPGE) 5 9 2. 5g^f/WV7f 



;l/y-hy600g, TPP 0. 8g^ftS.^ MIB 

Koafitift& , C2B$IHRJE3#fc. ifctcxjKh — b YD 
B-400 (JKltffc/ft («) X^y3i400g/e 
q, ltfb&6 7°C. H*£«4 9%) £ 1 2 0 0 g£ 
Mi* i§«<7)M I BKtffiSWfe 1 7 0 4 CT"5B# 

2fcSr?\ 

[00 32 ] 5 

SUftM2-Ch'j7x-;^X7^ 7tfi.t, 
/PTSyi. 0 8 g esae^JaWil^RteRJSSfrv* 

[0033] 
[*2] 









mmn e 


5 




F 


G 


H 


I 




25.0 


24.8 


29. 8 


26.3 


X = A, Y-BO^t 


4?. 1 


49.2 


49. 9 


45.8 




27. 9 


2 6.0 


20. 3 


27.9 


***** % 


54, 1 


55.0 


53. 4 


54.5 




106 


1 18 


109 


109 



[0034] HJ6M7-9 , JtWJ 1 -4 

3»J l ~3T»fe*Ut:ltaBMA-c * JRflnLfc*^ 
&^'JrbiRCT 1 ~4 (4 , 1 - 2 Ti# fcftfc mmfflD 

— ES.t>'rfJlR<50YDB-4 0 6, TB-62 (mjffi) £ 



3 0 

[0035] 
[|£3] 





B 




8 


9 


it&^J 1 










ABSftJg 


74 


74 


74 


73 


74 


72 


75 






A 


B 


C 


D 


E 


YDB-406 


TB-6 2 






20 


20 


20 


21 


20 


22 


19 




S b 203 


4 


4 


4 


4 


4 


4 


4 






2 


2 


2 


2 


2 


2 


2 




V-0 


V-0 


V-0 


V-0 


V-0 




V-0 




2.3 


2.4 


2.5 


2. 1 


3.2 


1.6 


3.5 




a 


a 


a 


c 


a 


c 


a 



[0036] mmm 10—12, mm 5 
mmm 10-12 immm 4-6 t-i# g, n^flaoq f - 

H£^SnL*:*§-£. at/Jt«M5li. ##HOHK*!Il 
& -eftmSi 4 fcjStf-fflJftTE^ L . H»J 7 — 9 i; H 



[0037] 
[*4] 



(7) 
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mmm 1 


0 


^ trU 1 1 


1 


2 


PC W m o 




ABSttMi 


M 


7 A 


73 


7 A 
I 4 


be 




F 




V s 


H 




T 
1 


& 




20 






21 








Sb203 


4 


4 


4 


4 




Ti02 


2 


2 


1 


2 


«Mt£UL-94 


Y-0 


v-o 


V-0 


V-0 


m % <\± a e 


2.4 




2. 2 


3. 1 




a 


a 


a 


a 



[00 38] 



(51) Int. CI. 6 MiS&f- /5*rt«S#S- FI Kfff#SSfiiJ3r 

C09K 21/08 C 0 9 K 21/08 

21/14 21/14 

mmm mw mi 

s*fBffpjiin:m*B3 -i7-i4 mmt 



